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OCOBEHHOCTU CTPOEHUA BUAOEPHBLIX APUJTIbHbLIX
COEAMHEHUU CYPbMbI

B.B. WlapymuH*
tOxHo-Ypansckuli 2cocydapcmeeHHbIl yHusepcumem, 2. HensabuHck, Poccusi
& sharutins0@mail.ru

Annomayusn. MetonoMm peHTreHOCTpYKTYpHOTO aHanu3a (PCA) ompeseneHo cTpoeHHe TpeX Ousep-
HBIX apUIIBHBIX coenuHeHuit cypbMbl (ArsShX),0 (Ar = Ph, X = CI (1), Ar = Ph, X = OC¢H3(CI-2)(F-4) (2),
Ar = 3-FC¢H,4, X = OSO,CH,CF; (3), PCA xoTopbIX MPOBOAMIN Ha aBTOMATHYECKOM YETHIPEXKPYKHOM
nudpaxtomerpe D8 Quest Bruker (Mo Ka-usnyuenue, A = 0,71073 A, rpaduroBslii MOHOXpOMaTop) Mpu
293 K. Kpucramisr (1) CsH3zOCI,Shy, M 793,00; cuHroHNS MOHOKIMHHAS, TpyIa cuMMmeTpun P2,/n; ma-
pameTps! sueiiku: a = 9,158(6), b = 19,911(14), ¢ = 18,426(16) A; B = 98,60(3)°, V = 3322(4) A%z =4
Poua = 1,585 r/em®; 20 6,06-52 rpai.; Bcero orpaxenuii 56802; He3aBUCHUMBIX oTpaxeHuid 6507; dncio
yrouHseMbix mapamerpoB 371; Ri = 0,0331; GOOF 1,136; R; = 0,0247, wR, = 0,0546; ocTatouHast 3JieK-
TPOHHAS IUIOTHOCTH (max/min); 0,49/-0,53 e/A3], (2) C4gH3603F,Cl,Sh, M 1013,17; cMHrOHUS MOHOKJIMH-
Has, Tpynma cumMMmeTpuu P2;; mapamerpsl sueiikm: a = 11,694(10), b = 12,754(8), ¢ = 14,487(11) A;
B =90,16(4) rpax., V = 2161(3) A%, Z = 2; pyuu = 1,557 r/em’; 20 5,62—71,84 rpaj.; Bcero otpakenuii 91787;
HE3aBUCHMBIX oTpaxeHui 11155; umcmo yrounsemsrx mapamerpo 514; Ri = 0,0401; GOOF 1,033;
R; =0,0307, wR, = 0,0757; ocrtarouHas »>JCKTPOHHAs IUIOTHOCTh (max/min); 0,49/-1,46 e/A3],
(3) CyoH2807F1,S,Sh,, M 1156,31; cuHronust TpUKIUHHASI, Tpymnna cuMMmeTpun P—1; mapamerpbl sueiiku:
a=10,946(5), b = 20,130(10), ¢ = 20,282(12) A; a = 76,57(3)°, B = 78,284(18)°, y = 89,672(17)°;
V =4252(4) A z=2; Pasa = 1,689 r/em®; 205,762-52,138 rpaj.; Bcero orpaxenuit 93721; He3aBUCUMBIX
otpakeHmid 16665; umcno yrounsemsrx mapamerpoB 1113; R = 0,0548; GOOF 1,048; R; = 0,0426,
WR, = 0,1088; ocTaTouHas 3MeKTpOHHAs IOTHOCTb (max/min): 1,01/—0,60 e/A%).
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aHaJIm3
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STRUCTURAL FEATURES OF BINUCLEAR ARYL COMPOUNDS
OF ANTIMONY

V.V. Sharutin®
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Abstract. The structures of three binuclear aryl compounds of antimony (Ar;SbX),O (Ar = Ph,
X =CI (1), Ar = Ph, X = OC¢H5(CI-2)(F-4) (2), Ar = 3-FC¢H,4, X = OSO,CH,CF3 (3) were determined by
X-ray diffraction analysis. Crystal (1): CzsH3OCI,Sh,, M 793.00; monoclinic system, symmetry group
P2./n; cell parameters: a = 9.158(6), b = 19.911(14), ¢ = 18.426(16) A; B = 98.60(3)°, V = 3322(4) A%,
Z =4, p.a = 1.585 g/lcm®; 260 6.06-52 deg; total reflections 56802; independent reflections 6507; number of
refined parameters 371; R; = 0.0331; R; = 0.0247, wR, = 0.0546; residual electron density (max/min):
0.49/-1.46 ¢/A% (2): C4gH305F,Cl,Sb, M 1013.17; symmetry group P2y; cell parameters: a = 11.694(10),
b =12.754(8), c = 14.487(11) A; V = 2161(3) A%, Z = 2; pey = 1.557 glem®, 205.62-71,84 deg; total reflec-
tions 91787; independent reflections 11155; number of specified parameters 514; R;; = 0.0401; GOOF 1.033;
R; =0.0307, wR, = 0.0757; residual electron density (max/min): 0.49/-1.46 e/Aa]; (3) CyoH2807F1,S,Sb,,
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M 1156.31; triclinic system, symmetry group P-1; cell parameters: a = 10.946(5), b =20.130(10),
c=20.282(12) A; a = 76.57(3)°, P = 78.284(18)°, y = 89.672(17)% V = 4252(4) A3, Z = 2;
pea = 1.689 g/cm®; 26 5.762-52.138 deg; total reflections 93721; independent reflections 16665; number of
specified parameters 1113; R, = 0.0548; GOOF 1.048; R; = 0.0426, wR, = 0.1088; residual electron densi-
ty (max/min): 1.01/-0.60 e/A%).

Keywords: structure, binuclear, aryl, compound, antimony, X-ray diffraction analysis
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Beenenne

[Ipu nosiBnenun B FOxxHO-YpanbCcKOM rocyJapCTBEHHOM YHHBEPCUTETE COBPEMEHHOIO ITU(PAKTO-
MeTpa D8 Quest BO3MOXXHOCTh ONpeneneHusi KPUCTAIIMYECKUX CTPYKTYP OPTaHHYECKUX, HeOpraHuye-
CKUX, KOOPJIUHALMOHHBIX M JJIEMEHTOOPTAaHWYECKHX COEIWHEHWH HEM3MEPHMO BO3POCIHA, TOITOMY
MPEJCTaBIsUIOCh BO3MOYKHBIM OTPENENIUTh CTPOCHUE MHOTHUX CHHTE3UPYEMBIX B JIAOOPATOPHH XUMHHU
3JIEMEHTOOPTaHUYECKUX COCAMHEHHH. B mpomoinkeHue M3y4deHHs CTPOEHHs 3JIEMEHTOOPTaHWYEeCKUX
MPOU3BOIHBIX M MX CUHTOHOB [1-72] B Hacrosiieil paboTe HCCIeIO0BAaHO CTPOCHUE TPeX OHSICPHBIX
ApUIIBHBIX COCOTUHEHUH CYypbMBI.

K HacrosiiieMy BpeMEHH METOJJOM PEHTT€HOCTPYKTYPHOTO aHalM3a YCTaHOBICHO CTPOCHUE HINPO-
KOTO psija KOMIUIEKCOB CypbMBbI 001eit popmyisr (ArsSbX),0 (X = Hlg, NO3;, OC(O)R, OR, OSO,R u
OpyTHE 3JIEKTPOOTPULATEIIbHBIE TPYIIIIBI), AaTOMBI CYpbMBbI B KOTOPBIX UMEIOT HCKAXCHHYIO TPUTOHAIb-
HO-OMTTUpPaMHUIATEHYIO0 KOOPAWHALNIO C MOCTHKOBBIM aTOMOM KHCIIOPOAA U MOHOJICHTATHBIM JIMTAHJOM
X B aKCHAaJIbHBIX TIOJIOKEHHSAX, 8 B 9KBATOPUAILHON TIIOCKOCTH PACIIONaraloTcsl apiiibHbIE 3aMECTHTEN
[73-105]. HekoTopsie Mostekysibl (ArsShX),0 sBistoTCS IEHTPOCUMMETPHUYHBIMH (IIEHTP CHUMMETPUH —
MOCTHKOBEIIl aTOM KHCJIOpOJa), B IpYrux — ABa ¢parmeHTa ArsSbX HECKOIBKO OTIMYAIOTCS APYT OT
npyra. VickaxxeHne TpUroHaIbHO-OMMUPaMUAAIbHON KOH(QUTYpAi MOJIEKYJT MIPOSIBIISIETCA B OTKIIOHE-
HUM BaJCHTHBIX YIJIOB OT TEOPETUYECKUX 3HAYEHUH M BBIXO/E aTOMOB CYPbMBI W3 3KBAaTOPUAIBHON
IUVIOCKOCTH K MOCTHKOBOMY atoMy Kuciopoja. Paccrosaus SbX B p-okcomnponsBognbix (ArzShX),0
3HAYHUTENILHO MEHbIIEe aHAJOTMYHBIX CBS3€d B coelMHEHHUsX oOmed Qopmynsl ArySbX u HemHOro
Oostbilie, 4eM B coenHeHUX ArsShX,. JITuHbI CBsI3eii MeXIly aTOMaM# CypbMbl © MOCTUKOBBIM aTOMOM
kucinopona Sb-Oo; MEHBIIE CYMMBI KOBAJCHTHBIX pPaJdyCOB aTOMOB CypbMBbl M KHCIOPOAA
(2,07 A [106]). OcHOBHOE pa3auune B TEOMETPUH MOJIEKYIl STHX COEIMHEHMIT 3aKTI0YaeTCs B CTPOEHHH
¢parmenta Sb-O-Sb. B GonbimHCTBE citydaeB (pparMeHTH UMEIOT YTIIOBYIO (OpMy M JIMIINL WHOTNA —
nuHelHyto. Bennmuuna yria SbOSb, koropsiit m3mensiercst ot 130 go 180°, 1 npu4MHBI, BBI3BIBAIOLINE
€ro M3MEHEHHE, ABIIIOTCA NPEeAMETOM IUCKYCCHMHM B paboTax mociiefHux JjeT. B Hacrosmeit padore
MPOoaHaIM3UPOBaHbl OCHOBHBIE T€OMETPUYECKUE MapaMeTpbl HEM3BECTHBIX paHee MOJIEKYJ YKa3aHHOTO
tuna 1-3 [(Ar;ShX),0 (Ar = Ph, X = CI (1), Ar = Ph, X = OCgH3(CI-2)(F-4) (2), Ar = 3-FCsHy,,
X = 0SO,CH,CF; (3)].

IKcNnepUMeHTAIBLHAS YaCTh

B pabore wucnonp3oBasii OpraHWvecKue COEOUHEHUs mpousBoAcTBa ¢upMmbl Alfa  Aesar,
CoenauHeHns 1-3 Tonydanu 1Mo peaknud OKHCIUTEIBHOTO TPUCOEJWHEHHs, ONMCAHHOW B MOHOTpPa-
¢uu [107].

PCA xpuctamios 1-3 nposenen Ha audpaxromerpe D8 Quest pupmer Bruker (MoKa-usnyuenue,
L =0,71073 A, rpadguroBslii Monoxpomatop) npu 296(2) K. C60p, penakTHpoBaHUE JaHHBIX U YTOUHE-
HUE IMapaMeTPOB JJIEMEHTAPHOM SUYEHWKH, a TaKKe YYeT TOTJIONICHHS TPOBEJCHBI M0 MpOorpaMmaM
SMART u SAINT-Plus [108]. Bce pacueTtsi 1o onpee/ieHHI0 U YTOYHEHUIO CTPYKTYPBI BBIMTOTHEHBI 110
nporpammam SHELXL/PC [109] u OLEX2 [110]. CtpykTyphl OnpeiesieHbl IpsIMbIM METOIOM H YTOY-
HEHBI METOJIOM HAaMMEHBIUX KBaJPaTOB B aHM30TPOITHOM MPUOIMKEHUH JIJIsSi HEBOJOPOJIHBIX aTOMOB.
OcHoBHBIE KpHcTaIorpaguyeckue NaHHbIE M PE3yJIbTaTbl yTOYHEHUs CTPYKTyp 1-3 mpuBeneHsl B
TabJ. 1, OCHOBHBIC JJTMHBI CBA3EH M BaJleHTHBIE Ikl — B Ta0:. 2. [lonHble TaOnuIBl KOOPAUHAT aTOMOB,

JUTMH CBSI3€M W BAJICHTHBIX YTJIOB JCHMOHMPOBaHBI B KeMOpHmKCKOM OaHKE CTPYKTYPHBIX TaHHBIX
(N0 1913589 (1), N 1971835 (2), Ne 2063136 (3);  deposit@ccdc.cam.ac.uk;
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http://www.ccdc.cam.ac.uk). OcHoBHBIE KpuCTaIOrpadUuecKue MaHHbIE W PE3yJabTaThl YTOYHCHHUS
cTpyktyp 1-3 npuBenieHb! B TaOM. 1, JTHHBI CBA3eH W BAJICHTHBIC yIIIBI — B Ta0. 2.

Ta6bnuua 1
Kpuctannorpaduyeckue AaHHble, NapamMeTpbl 3KCMepUMeHTa U YTOUHeHUsi CTPYKTyp 1- 3
[Tapamerp 1 2 3
CDopMyﬂa C36H300C|28b2 C48H3603F2C|28b2 C84H55F240108b
M 793,00 1013,17 2164,28
CuHroHus MoHOKIHHHAs MoHOKIHHHAS TpuknuHHas
[Ip. rpynna P2,/n P2, P-1
a, A 9,158(6) 11,694(10) 10,946(5)
b, A 19,911(14) 12,754(8) 20,130(10)
c, A 18,426(16) 14,487(11) 20,282(12)
o, Tpa. 90,00 90,00 76,57(3)
B, rpan. 98,60(3) 90,16(4) 78,284(18)
Y, Tpa. 90,00 90,00 89,672(17)
Vv, A° 3322(4) 2161(3) 4252(4)
Z 4 2 2
Pourss T/CM° 1,585 1,557 1,689
1, MM 1,813 1,423 1,366
F(000) 1560,0 1004,0 21140
Pa3mep kpucramia, MM 0,32x0,2x0,07 0,34%0,22x0,2 0,23%0,2x0,03
Obmacts coopa AaHbIX 6,06-52 5,62-71,84 5,762-52,138
o 20, rpan.
WuTepBalibl HHAEKCOB -l1=h=1i, ~19=h=18, —13=h =13,
oTpaenmit —24 <k <24, -15 <k <15, 24 <k <24,
-22<1<22 -17<1<17 24 <1<24
V3MepeHo oTpaskeHHi 56802 91787 93721
He3aBHCHMBIX OTpaXKeHUit 6507 11155 16665
IlepeMeHHBIX YTOUYHEHHUS 371 514 1113
GOOF 1,136 1,033 1,048
R-tbaxtopst R, =0,0247, R; = 0,0307, R; =0,0426,
o F? > ZG(FZ) WR, = 0,0546 wWR, = 0,799 wR, =0,1088
R-tbaxTopst R; =0,0327, R; =0,0378, R; =0,0732,
110 BCEM OTPAXKEHUSIM WR, = 0,0590 WR, = 0,0799 WR, =0,1276
OcrarouHas
9JIEKTPOHHAS TIOTHOCTh 0,49/-0,53 0,49/-1,46 1,01/-0,60
(min/max), e/A3
Tabnuua 2
OnuHbI CBA3eW 1 BaneHTHbIe yrNbl B CTPYKTypax 1-3
Casizb | d, A | Vron | ®, Tpa.
1
Sh1-01 1,957(2) 01-Sb1-Cl1 173,56(7)
Sh1-C21 2,129(3) C1-Sh1-C21 117,59(13)
Sh1-C1 2,115(3) C1-Sh1-Cl11 124,62(12)
Sh1-Cl11 2,121(3) Cl11-Shi-C21 117,33(12)
Sh1-Cl1 2,5731(16) 01-Sb2-CI2 177,26(7)
Sh2-01 1,973(2) C51-Sb2-C31 121,48(12)
Sh2-C51 2,112(3) C41-Sh2-C51 124,81(12)
Sh2-C41 2,108(3) C41-Sh2-C31 113,30(12)
Sh2-C31 2,117(3) C41-Sh2-CI2 87,11(9)
Sh2-CI2 2,5577(16) Sb1-01-Sb2 173,68(7)
2
Sh1-03 2,031(3) 03-Sh1-01 178,31(11)
Sh1-C21 1,883(4) 03-Sh1-C1 104,31(13)
Sh1-01 2,186(3) C21-Sh1-C1 116,98(17)
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OKOH4aHue Tabn. 2

CBs13b d, A Vron o, Tpaj.
SbiCl 2.275(4) C21-Sb1l-Cl1 114,43(16)
Sb1-C26 2,539(4) C11-Sbl-Cl1 128,05(14)
Sbi-C11 2,270(4) C11-Sb1-C26 125,50(14)
Sb2-03 2,033(3) 03-5b2-02 178,33(11)
Sb2-02 2,186(3) 03-5b2—C51 104,53(13)
Sb2—C51 2,271(4) C41-Sb2—C51 128,21(14)
Sb2—C41 2,267(4) C41-Sb2—C66 125,83(14)
Sb2—C61 1,882(3) C61-Sb2_C51 116,38(16)
Sb2-C66 2,540(4) Sb1-03-5h2 141,95(17)
Sbi-O1 1,988(3) 01-Sbl-02 177.75(14)
Sb1-02 2,147(3) C1-Sb1-_C21 124.92)
SbiCl 2,116(6) C11-Sb1_C1 113.502)
Sbi-C21 2,116(5) C11-Sbl-C21 120.72)
Sbi_C11 2,101(5) 01-Sb2-04 178.35(13)
Sb2-O1 1,983(3) C41-Sb2_C51 117.3(2)
Sb2-04 2,196(4) C31-Sh2_CAl 127,002)
Sb2_C41 2,111(5) C31-Sb2_C51 114.12)
Sb2—C51 2,116(5) 06-5b3-07 176,66(17)
Sb2—C31 2,111(6) C81-Sb3C61 1155(2)
Sb3-06 1,978(4) C81-Sb3C71 129.12)
Sb3-07 2,149(2) C61-Sb3C71 115,002)
Sb3_C81 2,007(4) 06-Sb4-09 176,78(17)
Sb3_C61 2,103(6) C91-Sb4_C101 118.0(3)
Sb3_C71 2,117(6) C111-Sb4_C101 122,42)
Sba-09 2,190(5) C111-Sb4_Co1 118,9(2)
Sb4-06 1,974(4) C7-02-Sbl 116,3(3)

Sba_C101 2,105(6) CA7-04-5h2 117,2(4)
Sba_Co1 2,104(6) Sb1-01-5b2 141,06(19)
Sba_Cl11 2,103(3) Sb3-06-Sb4 149.1(2)

Oo6cy:kaeHne pe3yjbTaToB

3a Bpemst paboThl MOHOKpHCTANIBHOTO Audpakromerpa D8 Quest B 1abopaTopuy XUMUH 3JIEMEHTO-
oprannueckux coeaunennid IOYpl'Y (2012-2024) 6pum ncciienoBansl cTpykrypsl 6osee 2000 opranu-
YECKHX, HEOPraHWYECKUX, KOOPJUHAMOHHBIX M DJIEMEHTOOpPraHMmYeckux coeanHeHui. [lo stum pe-
3ynbTataM ObUIO ONMYOJIMKOBAHO B HaY4HBIX XypHasiax O0ojee 500 craTeil, cped KOTOPhIX MOXHO BbI-
JIeTMTh HanboJiee BaKHbIE 3a mocieanue Tpu rojaa [1-72]. Oquumu U3 camMbix W3y4YeHHbBIX, HAPUMED,
MPOM3BOAHBIX IATHBAJCHTHONW CYPBMBI SIBISIOTCS WX Owsimepuble coeamuerns [ArsSbOC(O)R],0
[73-105], ocHoBHOE pa3nu4re TeOMETPHU MOJIEKYJ KOTOPBIX 3aK/II0YaeTCs B CTPOCHUHU (parmenTa Sb—
O-Sb. B GonpmmHCTBE cityyaeB (parMeHThl UMEIOT YIIIOBYIO (popMy M JMIIb MHOTIA JuHEiHYyI0. Tak-
’K€ M3BECTHBI KPHCTAJUIBI, B SUCHKAX KOTOPHIX OJHOBPEMEHHO NPHCYTCTBYIOT MoseKyibl (ArsSbhX),0
(Ar = Ph, p-Tol; X = CH,CI, CH,Br) ¢ yrioBbiM u JHHEHHBIM IIeHTpaibHbIMUA (hparmeHTamu [111].
@DaKTophl, BIUSIOMINE HA BEIMYUHY yIiia IPH MOCTUKOBOM aTOME KHCJIOPOJA, HE BBUSICHEHBI, U HEJIb3S
CIPOTHO3UPOBATh, TMHEHHYIO WK YII0BYIO (hopmy Oyner umers (parment Sb—O—Sb Toii unu apyroi
MOJIEKYJIbI, OJTHAKO HCCIIEJ0OBAaHHE CTPYKTYP JaHHOTO THUIIA MOXET IO3BOJHUTH OMPECITUTh KaKue-I1100
3aKOHOMEPHOCTH B TIPOM3BOJIHBIX YKa3aHHOTO TUMa. B Hactosieii pabore onpeieieHo CTpoeHUe Tpex
HEM3BECTHBX paHee OMsIEPHBIX apWIIbHBIX COEAMHEHUH CYPbMBI, MPEICTABISIOMNX HHTEPEC ISl TOIY-
YECHUS! HHBIX KOMIUIEKCOB IMSTHBAJICHTHON CYPhMBI.

[lo nanaeiM PCA crienyert, 4To KpUCTaJUIbl KOMIUIEKCOB 1—3 cOCTOSAT U3 OMAIEpHBIX MOJIEKYJI C YT-
n0BeIM (pparmenToM Sb—O-Sb (puc. 1-3), mpuuem B kpucrawie 3 IPUCYTCTBYIOT JiBa TUIIA KPHCTAILIO-
rpadu9IecKy HE3aBUCHMBIX MOJICKYJI, B KOTOPBIX 3Ha4deHHs yria SbOSh 3HaunrtensHo oTinuvaroTcs Me-
&1y coboii (141,06(19)° u 149,1(2)°).
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F2

Puc. 3. O6wun Bug komnnekca 3

JUTMHBI CBSI3eH M 3HAUCHHMS BAJICHTHBIX YIJIOB B CTPYKTYpax coequHeHni 1-3 Giu3ku k HaOoae-
MBIM B @aHAJIOTUYHBIX U3BECTHBIX CTPYKTYpax [76].

BriBoabI

MeTo10M PEeHTTeHOCTPYKTYPHOTO aHAJIn3a OINPEEICHO CTPOCHUE TPeX OWSIEPHBIX apHIIBHBIX CO-
eIMHEHWIH  CypbMbI  YIJIOBOTO  CTPOCHHUs, B  KpUCTAUIE  TOCICIHErO0 M3  KOTOPBIX
[(3-FC¢H4)3SbOSO,CH,CF;],O mpucyTcTByrOT 1Ba THIA KpUCTAILIOTPAPUUYECKH HE3aBHCHUMBIX MOJIE-
KyJ ¢ pa3HpiMu 3HadeHusiMu yrita ShOSh (141,06(19)° u 149,1(2)°).
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